spectrometer. 2-hydroxy-5-methoxycyclohexa-2,5-diene-1,4-dione (8).
Experimental and Data
Step 1. To a suspension of dihydroxyquinone 7a (6.0 g, 43 mmol, 1.0 equiv.) in 80 mL of dry methanol, BF3·Et2O (14.9 g, 105 mmol, 2.5 equiv.) was added. The suspension was refluxed under argon for 2 hours, then cooled in an ice bath. The solid cake was collected by filtration, and was washed by cold methanol. The crude product was dissolved in DCM, washed with water then brine, and was dried over Na2SO4. Solvent was removed under vacuo, and hexane was added. The solid 2,5-dimethoxycyclohexa-2,5-diene-1,4-dione was collected by filtration.
Step 2. To a suspension of 2,5-dimethoxycyclohexa-2,5-diene-1,4-dione (3.36 g, 20 mmol, 1.0 equiv.) in 80 mL of THF and 80 mL of methanol at room temperature, a solution of KOH (1.68 g, 30 mmol, 1.5 equiv.) in 80 mL of water was added slowly. After 50 minutes stirring, 1M HCl was added to the purple solution. The mixture was extracted by DCM twice, and was dried over Na2SO4. 4, 184.0, 178.6, 164.7, 160.9, 143.9, 135.0, 131.9, 131.7, 131.6, 128.7, 110.3, 57.0, 53 Methyl 9,10-dioxo-9,10-dihydroanthracene-2-carboxylate (11a).
1
H NMR (400 MHz, Chloroform-d) δ 8.94 (dd, J = 1.7, 0.6 Hz, 1H), 8.43 (dd, J = 8.1, 1.7 Hz, 1H), 8.39 (dd, J = 8.1, 0.6 Hz, 1H), 8.34 (dddd, J = 6.8, 5.1, 3.4, 0.6 Hz, 2H), 2H), 4.01 (s, 3H) . 13 C NMR (101 MHz, 182.4, 165.7, 136.2, 135.3, 134.7, 134.7, 134.6, 133.7, 133.6, 133.5, 128.8, 127.7, 127.6, 127.6, 53.0 9, 181.4, 136.9, 135.9, 135.1, 135.1, 134.1, 133.3, 133.2, 131.5, 128.3, 127.8, 127.8, 118.0, 117.4. 
